Abstract
Source of material
To asolution of N-protected tetrahydroisoquinoline (TIQ)amide (0.40 g, 0.89 mmol, 1e q.) in THF( 4m L) Lawessons reagent (0.20 g, 0.44 mmol, 0.5 eq.) was added, the resultant solution was stirred overnight at room temperature. The reaction was monitored by thin layer chromatography (TLC)u sing MeOH/DCM (5/95, R f =0.4). TheTHF was evaporated under reduced pressure and diluted with ethyl acetate (30 mL)and then washed with water (20 mL). The organic layer was separated and dried over anhydrous MgSO 4 and the solvent evaporated under reduced pressure to afford crude carboxybenzylprotected thioamide,which was purified by silica gel columnc hromatography using 0-1.5 % MeOH in DCM as the eluent to yield 78 %yield of the pure thioamide as awhite solid. Melting point =435-437 K. Crystals suitable for X-ray diffraction were obtained by slow evaporation of the title compound in acetone and hexane at room temperature.
Experimental details
All non-hydrogen atomswere refined anisotropically. All hydrogen atomsw ere positioned geometrically with d(C-H) ranging from 0.95 Åto1.00 Åand d(N-H) =0.88 Åand refined as riding on their parent atomswith U iso (H) =1.2 -1.5 U eq (C or N).
Discussion
The title compound is an intermediate on the way to novel TIQ ligands. The absolute stereochemistry was confirmed to be S at the C9 position from proton NMR and X-ray crystal data [1] [2] [3] 6] . (7) 0.0116 (7) 0.0035(7) C(2) 8c 0.36591(6) 0.12949 (7) 0.9114(3) 0.0328 (7) 0.0382 (7) 0.0240 (7) 0.0043(6) -0.0017(7) 0.0048 (7) 
